8.20 (10H, m) ; 8.62 (1H, t, J 4 =1.2 Hz). 13 C NMR in CDCl 3 : (C prim ) 25.98 ; 26.01 ; 28.67 ; 29.11 ; 29.26 ; 29.36 ; 29.45 ; 29.49 ; 65.70 ; 65.81 ; 68.37 ; 68.40 (C sec ) 114.40 ; 114.47 ; 122.60 ; 127.37 ; 127.70 ; 127.95 ; 128.36 ; 129.62 ; 130.15 ; 132.38 ; 132.47 ; 132.67 (C tert ) 100.01 ; 110.98 ; 118.91 ; 120.76 ; 121.19 ; 132.35 ; 132.99 ; 135.01 ; 136.68 ; 144.86 ; 151.11 ; 151.60 ; 163.73 ; 163.89 ; 164.59 ; 164.88 ; 165.15 ; 165.78 ; 170.42 (C quat ).
Preparation of L3.
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S3 4 (0.097 g, 0.24 mmol) was added to a solution of 3 (0.30 g, 0.48 mmol), EDCI (0.19 g, 0.97 mmol) and 4-DMAP (catalytic) in CH 2 Cl 2 (50 ml). After 15 minutes stirring at room temperature, the solution was refluxed for 12 hours under an inert atmosphere. The solvent was evaporated and the organic residue redissolved in CH 2 Cl 2 (100 ml). The organic phase was washed with water (3 x 100 ml), dried with anhydrous Na 2 SO 4 , filtered and evaporated under vacuum. was obtained using a sealed-tube generator (900 W) equipped with a bent quartz monochromator. In the first set, the transmission Guinier geometry was used, whereas a Debye-Scherrer-like and a flat film geometry were used in the second and third experimental set-ups, respectively. In all cases, the crude powder was filled in Lindemann capillaries of 1 mm diameter and 10 mm wall-thickness. An initial set of diffraction patterns was recorded on an image plate; periodicities up to 80 Å can be measured, and the sample temperature controlled to within ±0.3 °C from 20 to 350 °C. The second set of diffraction patterns was recorded with a curved Inel CPS 120 counter gas-filled detector linked to a data acquisition computer; periodicities up to 60 Å can be measured, and the sample 3.1E-03 3.2E-03 3.3E-03 3.4E-03 
